Determination of trace amounts of sulphur in selenium.
Determination of trace amounts of sulphur as Methylene Blue after reduction of sulphate to sulphide by hydriodic and hypophosphorous acids in acetic acid solution is applied to the determination of trace amounts of sulphur in selenium after removal of the selenium by evaporation with hydrobromic acid. Samples of 100 mg or less of selenium are chosen if the sulphur content is greater than 5-10 ppm; the time required for the separation is about 1.5 hr; 100 ppm of sulphur has been determined with a coeffident of variation of 5.2%. If the sulphur content is less than 5 ppm, 1-g samples must be taken and the time required is then about 3 hr; 0.4 ppm of sulphur has been determined with a standard deviation of 0.13 ppm. The accuracy of the method seems to be well within the random error.